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4 % ¢ SEMIAQUILEGIAE RADIX

% < ¢ ! Semiaquilegia Root Tuber

= Bt A& G L &F Ranunculaceae 847 X % Semiaquilegia adoxoides

(DC.) Makino z_ 37 #.42 -

Ffriedl g AR “ﬁ%é BRI R R s kR s 50 o
FEk D AEE 2 RPIERR AR AR > Y > £ 1.5~4.0 cm
i 05~1.5cme & @ TiEGF - 2d 2 #\Bg,g;gﬁgljﬁ
HERRAFRTF EERAL MARBEE T R Gk
A F LA ¥R AINFE F Ak F o d o AMFG I T F
trd v RSk o TR 0 B ATET o F M R S HE S R o
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LRl
A AT A Y B N IR F) 2(2021) 0 4 AT B SrK o 4
AT LA ARTIRR o 52~B4TF o
PEA AL R B AR RSO F 0 FET 002020 4B F
HEEFEL P - 4k AR PN TR AL ¥ Y FEL - 287~298
f;f o
FRFL LR §(2020) - * E X A KR FL 2020 5K o R ¢ RF ER
HARAE 0 60~61 F o
PR E Y B R RS R € (1979) 0 ¢ RfESRF 27 8 o R
FLE DRAL - 486 F o
F WL $(2020) « AT FMEHEF S =L % Y HFEPHIR
Ao 37~39 F o
BEA G B R (2006) 0 X F S B et BEEN - R RFRE
2006 & % 17 % % 10 8 o
BRE L ALQ014) - 2 FI @A FS 4 FRanTu o f HFE 2014
E40 507 o



% %# 3 (SEMIAQUILEGIAE RADIX)

- ‘ﬁzfa'_

BN A R BFRAETEHL 104

CREE RN R
(- ) HPLC &2 A 47 # 4o

Shimadzu LC-2040C 3D # 7 Quaternary pump ~ Autosampler~ Thermostatted
column compartment ~ Diode-Array Detector; & 17 ? 1. COSMOSIL 5C13-AR-
IT Column (250 x 4.6 mm, 5 pum) °

(=) UPLC R B2 k47 4 4o

(-

(=)

E\”‘S

(=)

(

Waters AcQuity Ultra Perfermance LC > ¢ 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 ? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

D B BRG] R

) _éad‘{l

? AF(HPLC grade)ph® o A Rt A2 P 1 7 pb g 2t 4 fof 4 § 22
a
¥R &
7 P fa(Griffonilide)Pi ¥ >t 4 L4 $ 13 F L2 7 5 8 R 98% 11+ o
E
B i 59‘;‘?‘\ PP io

SRR T EERERY05g0 B 100mL FIASY > B
e x @ ﬁff‘75%- f% ~50%" A% ~ ¢ % ~75%¢ ﬁff‘SO%Z» fg~ k& 10mL>
dedrir n 30 248 0 A Arie Y No. 1 g Aiig > Pigie# » 10 mL 2. 3 &
FLP oo 4u AT %R o 4% 3 £ iB /s (Syringe filter, PTFE 0.45 um) » T 1§ o
£ 410 pL 2 » HPLC » 29685 & £ 2 H70h N gt~ oL % 6 # 5
Bt X FTBHE PR

ARG XL

BRI A SRR 4 HEES 20 BHS)H 05 g0 B 100 mL [l A 5
¢ Bxgde » ok 10 mL o A W] A FaR w30 60 ~ 90 2 120 A 48 0 4 AT (S
" No. 1 jgAiEig > P ~ 10mL 2. 3 €57 >4 > RI 3R - %3
£ i Ja(Syringe filter, PTFE 0.45 um) » ¥ {8 o & 4+ 10 uL ;. » HPLC » 12 %7
BIEELEEZ RIS A S R EXFFEREEET o



(=) #REE SRR
g {4 AR AR P g 2.0mg 4e 10mL sk A& ImL 3
H 7R N fig 200 pg e PR AR SGE R0 0 X R AFR D 5.0 pg/mL B
RSB R -

() &g ik
MFEALE R A5 A (B % 20 B #) 4 05g> % 100mL FASL? - 8
Fide ~ ok 10mL o 4e i 5 30 A48 0 4 £ is 12 Noll Sk BohiR B
>~ 10mL 2. % £#g® > 4RI % B » % 3 # i®/g(Syringe filter, PTFE 0.45

Mm) » P o

N

() Bl
A

4

W] A e3P ¥ PR AR 2 0% 0%~ e &% R 10wl > 2~ HPLC » B %>
AR MR AR RIAIR PR TE

(=) #Eas

Bresx P71 b N fig 3 RARF 58 & 02 0% £ (200 pg/mL) > 14k AR

=7 KAk P~ s 502510~ 5.0 ~ 1.0 ug/mL ¥ R R 503 7% o 14

+igik & P 10pL & Bt~ HPLC & 7 T8 A 47 > {17 SRR 52

By ) RARE SRR M) FRETF > I RETRERZ S
FNy=ax+b&iph HER -

(=) H%RZE%
PR FIR PN s 5.0 pg/mL 2 $ AR SR R HA R 5 £ R
BN gl GRS dp iR RAREIREA -

() T ERTE RS
L EFB -7 BXFFI BN % RAFFIERB SR RAG 2T
FRE S PAFFERRSEBR  ERPIT RIR P aDE £(%) 5
o KRR L
2 RAL B - 17 LAFIFEHE A RAFSIEHREZRAUE 2
BAFEFIEHR SRR AU A 024824 ] pRiEFRRI R TR
Mg £ s dpth o ROApEHERE X -

(1) WRNHE"IE T & &' GE5%
1. i ipl&'Y(Limit of Detection, LOD) : #-¢ svik & 2 #4573 % 7 474 H -
FoumE RN L =3 kR o FE A RHRIGIE o



Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 572 7% % L
BTt S =10 R kR 0 TR T ERAGIE o

(+) FAew e F sk

L R R EYE R - e RS }‘?—”r—;*%%ﬂ"f?% S50 F PR 05g
A8l Ae ~ 0.2 mg SRR P g 0 TR &R RE A EEITR R -

(+ - ) HPLC » 7% i+

1. & 47 ¢ : COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 pm)
2. %Rl E UV 258 nm
3. stiE 1 0.7 mL/min
4. gHE R 1 35°C
5.2 ~% 1 10puL
6. #HAp -
P ¥ (min) z 3% (%) 0.5%% p&(v/v, %)
0 5 95
20 5 95

CEDES SN ES =¥ TP kS

P10 447 83 FFEH RSB R UE S 2 UK RSB L 10
ul i 5 3 442 » HPLC #7{F T35l % 6 f ke 258 B R S5k

Mg AR e

(+=z) %#34% &2 UPLC A f7if i

1. k47 "F? : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. #%pIAE UV 258 nm
3. swi# 0.4 mL/min
4. FHE R 135°C
5.4~ 1 1lpuL
6. #H4p -
% ¥ (min) z % (%) 0.5% % pa(v/v, %)
0 5 95
5 5 95
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(- ) HpiREstfsh p fa2 HPLC & 47
WGP 812 A AT R N fin AR SR (B )

=o

== AR P il

=00—

FooA RACTEl 9 ZEEno, S0

=00

)]
EL
El:]

Bl- ~ ¥ 70h P fg $ PR 503 % 2 HPLC & 17 ]

(=) ® &2 53 &R 52 HPLC & 17
WA G ER 816 AT A FF B ST RIIR P gk E (B = )e
Bk P A BFR)E 355 EFF (D5 1.04 358 s L& &
P\ o

mAU
500

aoo oAb N g

300— /

200—

PDA Multi 1 258nm, 4nm|

100—

pe
o.o 2.5 5.0 7.5 10.0 1z2.5 15.0 17.5

N
0
Jo

Bl- 7 &% %3 FHik 52 HPLC & 17 B
(Z) Bt EBpami
K S B LM E BT IIR Pk E 6 g o B

RBR G BRERFEA

o R R EEBEA RSP

TR AR P fg ik o F i F B
"B 1308014
5% f% 1750944
50%" f% 1789611
L p% 374317
5% f% 421375
50%¢2 p% 841796
k 2151156 N
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() B EFBIFEETR
B 4 g R 30
i R E B30 A4

P
PepE R (£ 2 ) o

S H IR R a6 0 BT 4

22V RAFIERREEIRET TR

k B R P ok 5 B E 5P
b i jn 30 A 4B 2797259 \
b i jn 60 A 4B 2141161
b i jn 90 A 4B 1723036
dodie on 120 A 48 1412018

(1) $REEEHAR Pt 20

R RRREAR P RO E

B AT E G AR D E B (y) P T e

BERS AN L y=80149x + 59526 R2=0.9995» & 77 k& & & 1.0-50 pg/mL
4 AR G (FZ) -
4500000 ¥ Ny
4000000
3500000 - Yy =380149x + 59526
3000000 R?2=0.9995
2500000
'S 2000000
1500000
= 1000000
500000
0 1
20
JE B (ug/mL)
=~ RAR PN it E RE
= S HAh P g B AR RN
¥R AR & JE B (ug/mL) M w o AR5 R?
¥R P fg 1.0-50 y =80149x + 59526 0.9995

() HBRRER
&GSk I HPLC 22 iF E e B AR L4 > 7 P faF B
Bz ARSHEE L 5 0.02% 0tk BLig t B RPN o
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(=) EABERETHERER
PEESAT o I HPLC R B i 2 g4 ad > BRIk f g 4F
M2 ARHAERE L 5 0.62% Bk KL r R RPN o H AR PNy B 24 0] FER
R RTBAEEELL 021% $1 L8] > F4F REAITHA 24
JPER A PlEr L LR

( N ) ,g P ’f?};m ;-,t: ﬁ;;u Fq—;‘%;,
b p g 8RR S 3.0 ng/mL (B2 ) 22415 0.01 pg/mL (F

1)
mAU
2.0 PDA Multi 1 258nm, 4nm
1.5+
o] b P fa
 —
0.0 2's s'o 7's 10.0 12.5 15.0 17.5 20.0
Bl 4000 P g2 R U 45
mAU
3.0 PDA Multi 1 258nm, 4nm)
2.5
2.0
= P -
1 5E T)qu}q }k I]\ ﬁjEI
1.0
"
O-O{Mh
0.0 2's slo 7's 10.0 12.5 15.0 17.5 20.0
min

BT ~ AP fig2- iﬁ*ﬁlq% 7 Bl

fow s A A I

W ipIIE P R P fg
kR R.S.D. (%)
R (0=5) 5.0 ug/mL 0.02
€Al (0=5) | #&ipi(No.l) 0.62
et (=5) | &R irNo.l) 0.21
&L (n=1) 3.0 ng/mL -
T E1%'T (n=1) 0.01 pg/mL -
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(1) ;‘?J:%ctwp:ﬁ,:gﬁsﬁ
Bk Pt wies 5 94.1%  APHIEERL S 1.2% (2 1) -

27 IR PPt w e

o EHFL| 7FE | rE | BEE | wicF | TBE¥4cF| RSD.
T (@ (mg) | (mg) | (mg) (%) (%) (%)
1 0.4999 0.2248 0.2 0.4161 95.65
2 0.4992 0.2245 0.2 0.4126 94.05
3 0.4993 0.2245 0.2 0.4133 94.40 94.11 1.20
4 0.4997 0.2247 0.2 0.4126 93.95
5 0.4991 0.2244 0.2 0.4094 92.50

() 487 e xF3FHF R
104+ 2 ZFFH 2 7 BRI Uk FE R 2 #0m 0 IR N fig i
F 85 0.034-0.052% - EHR A FFEHES A7 P gz £7 @0
30.02% © I B AR LA R P Fa 3B R A MY 5000 (F R G
22591) «

A A8 LXFIEHR S EIE P g B

FH s IEEAL W AE 4 B H St BIRPEE R
(No.) (%) (No.) (%)

1 (NC) 0.045 6 (CH) 0.034

2 (NF) 0.044 7 (SK2) 0.043

3 (NH) 0.045 8 (SUB) 0.036

4 (NX) 0.042 9 (SUC) 0.034

5(CB) 0.037 10 (SUD) 0.052

T 35 +S.D. 0.041£0.006
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(- ) X¥3F {2 HPLC 45 i B¥ e =
P 10447 & X FS EHR &BR & 10l i& 4k 0 i {7 HPLC 45 % )
i) e

1. & 7 ? : COSMOSIL 5Ci3-AR-IT Column (250 x 4.6 mm, 5 pm)
2. ¥ plAE UV 258 nm 3. ik ¢ 0.7 mL/min
4. gHE R 135°C 5.4 ~% 1 10pL
6. B 4p :
P ¥ (min) z 3% (%) 0.5%% p&(v/v, %)
0 5 95
20 5 95
00
1 KETH Ik P Py
1751 10
\"\
EE T | e 1
15 H
| I
\\ I \ 8

128 '
W@%&%

104

L

| Lo
IS Y | ——
o

[ L T T T B B R D O B B I T
1 1 L A N 1

Bl- ~ 10 3 X %3 £ 442 HPLC 45 * Bl3¥
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L) HEEESKIR P a2z UPLC & 47
WG RET 124 2 BRME T AR N o REE 5L (R ) -

100 Ik P fg

2 J[/

0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00
Minutes

Bl= ~ ¥ 71h P fg ¥ PR 5% % 22 UPLC & 17 ]

(+=) # 825384k 52 UPLC & 17
WA TER 124 A BEAE T R EFEHE ST B D gt (B
/\)o

1 IR P fg
0.20-

: JMM

0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00

B A~ 7 8253 Fihe &2 UPLC & 7 Bl
(L2 ) AR P s +55 23+ 2258
A F N CgHsO4 3 &+ 8 1 168.155 % 8L 1 178°C 5 6 & 5 % o
(+3) BRIk P facisti

OH

O .\\\\O H
0
—
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(L) %7k P figch 'HNMR Bl

Griffonilide_DMSO_S00 2024/03/13 (YHC17-5a)

/

T

é 5 ppm
nf‘éd 0:5 0550 0:5 D:l :8
B4 ~ 2R p fig e 'H NMR %I%%(DMSO-ds)
(+=) #71h P figh PC NMR B #
Griffonilide_DMSO_600 2024/03/13 (YHC17-54)
[ ] [ 1
]
|
| [ , | ‘
! 1&6 ' léﬂ o 14;0 T lZOH ' 160 . 8‘0 o 60 A‘D ZLD é 'ppm‘

B~ #5708 ) g0 13C NMR B3 (DMSO-de)
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(L ~) #3|k p fiy 57 ESI-MS Bl

D:\Xcalibur\...\2024\YHC17_54_5 03/13/24 16:29:45

YHC17_54_5#101 RT: 0.98 AV: 1 NL: 2.74E8
T: FTMS + p ESI Full ms [100.0000-1000.0000]

. 1910311 [M-Na]*

260000000 /

240000000

220000000

200000000

180000000

160000000

140000000

120000000

100000000

80000000

] +
60000000 [M'H]
40000000
7 169.0493
20000000
] 133.0344 205.0522
e LTI rengus | 1eeatso] 20509%2 zzagemo 2550708 2739599 2g90360 100760

LN I [ N N S B B SN S N B | LI P (P i O N T O L L T L L N L o) AL

| | [ T |
100 120 140 160 180 200 220 240 260 280 300 320 340
m/z

B-L - ~ 5|k P fin 0 ESI-MS B3

Relative Abundance

348.0759
I
T T T 1

(44 ) #5h P fg e FTIR B3

I 90 {Thu Mar 28 16:57:40 2024 (GMT+08:00), Griffonilide
! 85
804

759

- i My

55
504

2907.89
1818.26
——

457
407

1375.98
862.05

357

3308.17
1175.84
1084.42
1012.77

%Transmittance
w
o
1

1632.94

N
({!
3369.94

1724.37

-15

4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

Bl - ~ $70h P fin 0 FTIR B3
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- L) #AR P A UV B3

15001 258 nm
] 8
1000i N
moé—,/tﬁ\/
‘20(’).0‘ o ‘22&’10‘ o ‘25(’).0‘ o ‘27\‘!10‘ o ‘30(’10‘ o ‘32\‘!10‘ o ‘35(’).0‘ o ‘37’540‘ o ‘nm
Bl = ~#70k N Egcn UV Bl
St ) RAIR P Eacha R F B
%OjOH
X
= 6
3 4
Tk M Py
= ~ RAb MEgd > B F 5 (DMSO-ds)
position ou (600 MHz) oc (150 MHz)
2 - 173.2
3 5.95(d, 1.8) 110.9
4 - 163.3
5 6.57 (dd, 9.6, 2.4) 119.0
6 6.22 (dd. 9.6,2.4) 144.4
7 4.16-4.19 (m) 71.8
8 3.33-3.37 (m) 78.4
9 4.87 (dd, 10.8, 1.8) 83.3
7-OH 5.63(d,5.4) -
8-OH 5.98(d, 5.4) -

4(Multiplicity, J in Hz) in ppm.
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4 #Z 7 SEMIAQUILEGIAE RADIX

# < % ! Semiaquilegia Root Tuber

A R A&EGF L TF Ranunculaceae {84 % % Semiaquilegia adoxoides (DC.)
Makino 2. 57 #.49 o

) m&EBR (572211487 F2 52k 2021) (¢ F4 2%
feR &L 2020)
— B h Gk 2.0g 4e ¥ AR 20mL o 4eAtie in 30 A48 o
WAk iR R AT A AN T B SmL # 23 f% 0 0T
f;’fﬁr‘;’f%fl °
[52222)( (A7 EHEESLP)
— B AR 1.0gr 4 ? iR 10mL s A2 AR T 30 A48
Wi ZAFc A AN T SmL #2353 iFLR&SAR
—
[52-223)(p FRH)Y
— B AR 1.0g 4 ¥ i SmL o A3 4R IF 30 A4
Wi TR EIBR
(=) ﬁ@%ﬂ}r-p P27k P fig(Griffonilide) » 4 ? fF @ =& 1 mL 3 0.2 mg
(9% % > B~% ¥ § i (Lithospermoside) ¥ BB #-28 =- » 4¢ 7 %
W% 1mL 7 0.5mg 3% - f’r:%%‘ﬁw%@éz«;a*’:‘z °

o

o> M
X

(=) &% & + HPTLCsilicagel 60 Fas4> 10cm > 10cm~20cmx 10¢
() B B & [BEEA1](L%° £L 52 % 2021)
—CF TRk (6:2:05)
[ERH 2] (¢ &4 A2 frREL 2020)
—ZFTEI TRk (6:4:1)
[ER&3)(HE" EHEESL L)
—_-F"2%I9A IR (753005
[Ema4) (5 FRE)Y
—e R TR TRk (1512010 )
() B2 B f 10cmx10cm~20cm X 10cm
(=) & B OERREALTIGg IS, P iTER > BERIEHE Ecm -
(=) B &G RIZfE 0 EE O XQ54nm)T AR o

19



I FEERZERPIFE
F % p o 113/04/24

P ¥R A RH)  67%

8 B (RT) : 24.9 °C

[BERHAY (p FHF)—C e fiy

—HPTLC # ¢} 3£ (254 nm)# !

PR PRIk (1512111 1)

S5 oy LIS
1:2-3 7]k P f7(0.2 mg/mL) 1:255uL
4:5:6 %% § (0.5 mg/mL) 1-25uL
7:8:9 Wiz 4 [55202 1] 2>5>8uL
10- 11012 | te&izie 4 [552 52 2] 2:5>8uL
13514515 | &iaikd [5522 3] 2:5>8uL
BREFZ I ZAEFPEOF O REBRY T NN N
HoFLkAR{EY X2 HE > &Y f iR 3]

20




=" /A‘k¥_/’< ""‘1{
@0 dp o 113/04/24
¥ B (RH) : 67%

8 B (RT) : 24.9 °C
[Bma 1] (L8 #2520k 2021) —= F "% 9 1k (6:2:0.5)
23] (p 7 %) —HPTLC ¥ ¢ % (254 nm)# 91 (%51 h P fig Ry &

[55-2
A s

5045 KX §HREL 0.12)

J»&:F’ﬁ% }\(64 )

R

[Ema 2] (% #F4 2L feREFL 2020) —= % 7
[ 5522 3) (p 7 % %) —HPTLC % * (254 nm)¥ &) (%7 b P fig Ry &

a— e s

>0.9 > % % § H RE>0.8)

21



[(ERA3](AEY EHFESLP ) —= &% 7@k (7:3:0.5)
[ 552 3) (p 7 B %)—HPTLC % * (254 nm)# ! (5| b ! fig Ry &
=042 K3 §HRES 022)

[(ERAA4) (p FRF)—c ey "f 7@k (15:2:1:1)
[ 5722 3] (p 7 B %) —HPTLC % ¢t (254 nm)#& 1 (F 71 b P fia Ry (&
051 ¥ ¥ § HREZ 0.19)

1 : Blank 4°5 fweripik 4
2 Ik PNy 6 * Spike

3iEYFH
ERB A s [FE 2 3] 25 up FRE [ERA 4] B KT
* 5
%

Bl P X FHOREREY - AYE TG R FHBY e [B
B 4]

22



o LR ER

B p P 113/04/24

¥R R (RH) © 67%

i B (RT) : 24.9 °C
(EEHAY(F FRE)—e e "/ 7@k (15:2:1:1)
[552023)(p @ #)—HPTLC® [%5 3 3)(p 7 #4)—HPTLC %
Lok b k(254 nm)t& 21 v

[52-23)(p 7% %)—HPTLC %
7k £ (365 nm)#

1 : Blank 455 w&inik 4
2 F R P By 6 - Spike

3EYE

BRPLE S N AN R (254 nm)KARET A R BA B2 EF o

23



T~ LR FS B R
250 8 0 113/04/24

1P $H%  (RH) : 67%

i A (RT) : 24.9 °C

[BERHAY (p FHF)—C e fiy

PR PRIk (1512111 1)
[55-=23) (p 7B %)—HPTLC % *} 3£ (254 nm)# !

Blank 8:9 | &% % 3(NH)
2 7|k P fg(0.2 mg/ml) 102 11 | & &% % 4 (NX)
¥ X § H(0.5mg/mL) 1213 | &% iR 5(CB)

’ 14 Spike (#& &% it 4)

i3 % 1 (NC)
5

&
& &% % 2 (NF)

24




[ER#A4) (p FRF)—e e gt " P -k (15:2:1:1)
[ 5222 3] (p 7 F4%)—HPTLC % *} (254 nm)#% !

Blank 8°9 & &% % 8 (SUB)

i 7|k PN fa(0.2 mg/mL) 10 - 11 | #& &% 7% 9 (SUC)

¥ % H(0.5mg/mL) 12213 | #& &% % 10 (SUD)
4>5 | f&ei%ik 6(CH) 14 Spike (& ¢+i% i 4)
67 | thiaiv 7(SK2)

B#HaEi N[5 2323) 232 p7R8g2 [ERH4) cdpeied 3 7]
B F R N T OH R 0 T Q54 nm) AR -
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